C 38 H 75 MoN 7 O 1.50 S 5 ,triclinic, P1 (no. 2), a =16.282(3) Å, b =17.261(4) Å, c =21.234(4) Å, a =111.27(3)°, (1 mmol, 1.52 g) and KSCN (10 mmol, 0.97 g) were resolved in 20 ml acetonitrile to obtain adark red solution. On evaporation, the product deposited from the filtrate as plate-like crystals. X-ray quality crystals were recrystallized from acetonitrile solution. 
symmetry is broken further. The bond lengths of Mo1-N5 and Mo2-N10, which are mutually trans to Mo-Obonds are 2.22 and 2.21 Å,r espectively. The shorter Mo-Nb ond length (2.056(9) Å)i nt he equatorial plane, leads to an obviously distorted polyhedron [MoN 5 O] caused by the trans effect of the terminal oxygen [2, 3] . The Mo-Obonds reveal substantial doublebond character, so that the bond lengths of 1.668(1) and 1.669 (1) Å are very close to the bond lengths in [MoOCl 5 ] 2-(1.647(5) Å) [4] and MoO(ttp)NCS (1.673(3) Å) [5] . The four equatorial NCS ligands are nearly in aplane in both anions. The bond angles between these equatorial ligands and O-Mo bonds are 95.9±1.4°. The reason for such distortion is that the O-Mo double bonds are more repellant than the trans Mo-Nsingle bonds and push equatorial NCS away from the oxygen atoms. The equatorial C-N-Mo angles are close to 180°(172.7°-177.7°), which suggest an sp hybridization of these Natoms [6] . Oppositely, the axial C-N-Mo angles present larger deviation from linearity (171.7°and 150.9°). In one of four crystallographically independent Bu 4N + cations, the atom C26A/C26B at end of one butyl is disordered with occupancies of 50 %, respectively. This kind of disorder is very common in the crystal of tetrabutylammonium salts because n-butyl is af lexible chain. What's more, the only solvent molecule in the crystal structure, an ethanol, is disordered with same occupancy of 50 %.
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